e/ido-8- 7,8, 174-0(2) and 173-4 (1)°, respectively, which are very close to those observed for epinephrine (172°) and norepinephrine (179°) with the side chain in a fully extended conformation. The cyclohexene moiety has a half-chair conformation as found in tetralols.
, Z = 16, Dx= 1-281 Mgm~3, A(MoKa) = 0-71069 A, /u = 0-3032 mm" 1 , F(000) = 1920, T=297K. R = 0-0324 for 1543 independent reflections collected. 7, 8, C12H13NO, monoclinic, Pljc, , 6 = 6-910(2), c = 13-437 (3) A, V= 1018-2 (5) A 3 , Z = 4, Dx = 1-235 Mg m~3, A(Mo Ka) = 0-71069 A, ju = 0-08456 mm" 1 , ,F(000) = 408, T= 297 K. R = 0-0378 for 1340 independent reflections collected. The torsion angles N-C(8)-C(9)-C(9a) of the two isomers are 0108-2701/87/122418-03501.50 174-0(2) and 173-4 (1)°, respectively, which are very close to those observed for epinephrine (172°) and norepinephrine (179°) with the side chain in a fully extended conformation. The cyclohexene moiety has a half-chair conformation as found in tetralols.
Introduction. In the continuation of our effort in studying the relationship between conformation and biological activities in phenylethanolamine analogs (Grunewald, Reitz, Hallett, Rutledge, Vollmer, Archuleta & Ruth, 1980; RafTerty & Grunewald, 1982; Grunewald, Pleiss & Rafferty, 1982) , we obtained endoand exo-8-amino-6,7,8,9-tetrahydro-5,8-methano-5//-benzocyclohepten-9-ols (1) and (2). They are both conformational^ defined analogs of phenyl-© 1987 International Union of Crystallography ethanolamine. In order to assign the stereochemistry of the hydroxyl group in the two isomers unambiguously, we carried out X-ray crystallographic studies on each isomer.
(1) (2) Experimental.
e«do-8-Amino-6,7,8,9-tetrahydro-5,8-methano-5//-benzocyclohepten-9-ol hydrochloride [compound (1)] was obtained by recrystallization from ethanol and ether as colorless tetragonal prisms and exo-8-amino-6,7,8,9-tetrahydro-5,8-methano-5//-benzocyclohepten-9-ol [compound (2)] was recrystallized from methylene chloride as colorless plates. Each crystal was mounted on a glass fiber oriented approximately along [001] for (1) or [100] for (2). Cell constants were determined using 15 centered reflections widely scattered throughout reciprocal space. Full spheres of data out to 26 = 45° were collected using a Syntex P2X diffractometer (MoATa, graphite monochromator) with 0-29 scan mode. Corrections were made in intensity of two [for (2)] or three [for (1)] standard reflections monitored every 100 measurements. Independent ¥\ data were obtained by merging equivalent reflections. The reflections with F\ < 0-2<t(7^) were reset to ¥\ = 0-2<j(/*). All reflections were used in subsequent calculations. The structures were solved by the direct method using MULTAN7& (Main, Hull, Lessinger, Germain, Declercq & Woolfson, 1978) . All H atoms were located from the difference Fourier maps. Full-matrix refinement, anisotropic for non-H and isotropic for H atoms. Fig. 1 . ORTEPll (Johnson, 1976 ) drawings of (1) and (2). Non-H atoms are displayed as principal ellipses at the 50% probability level, H atoms as small spheres of arbitrary size.
